Freshly prepared PbCO 3 (0.20 g, 0.75 mmol), 1,10-phenanthroline (phen · H 2 O; 0.12 g, 0.61 mmol), 2-chlorobenzoic acid (0.10 g, 0.64 mmol), 12 mL CH 3 OH/H 2 O (v/v, 1:2) were mixed and stirred for ca. 3.5 h. Subsequently, the resulting suspension was heated in a 23 mL Teflon-lined stainless steel autoclave at 423 K for 4 days and 373 K for 3 days. After the autoclave was cooled to room temperature, the solid was filtered off. The resulting orange filtrate was allowed to stand at room temperature and slow evaporation for 1 month afforded brown pillar-like crystals.
Source of material
Freshly prepared PbCO 3 (0.20 g, 0.75 mmol), 1,10-phenanthroline (phen · H 2 O; 0.12 g, 0.61 mmol), 2-chlorobenzoic acid (0.10 g, 0.64 mmol), 12 mL CH 3 OH/H 2 O (v/v, 1:2) were mixed and stirred for ca. 3.5 h. Subsequently, the resulting suspension was heated in a 23 mL Teflon-lined stainless steel autoclave at 423 K for 4 days and 373 K for 3 days. After the autoclave was cooled to room temperature, the solid was filtered off. The resulting orange filtrate was allowed to stand at room temperature and slow evaporation for 1 month afforded brown pillar-like crystals.
Experimental details
One 2-chlorophenyl group was found to be disordered in a 2:1 ratio. The site occupancy of the O5 water was fixed at 0.5.
Discussion
The crystal structure of the title compound is similar to the structure of bis 
